Source of material (ty 4 -2,3-Dimethylbutadiene)tris(2,6-diisopropylphenoxy)tantalum [1] in toluene was exposed to nitrogen gas which had been unknowingly contaminated from an outside source with air. If the exposure takes place slowly and without stirring, single crystals of the product form readily.
Discussion
The structural result reveals that the original Ta(m) aryloxide complex has picked up an oxygen atom and dimerized, leading to a planar four-membered Ta2Ü2 ring, located on a crystallographic center of inversion. As a result of the Ol-Ta-Ol' angle being 78.80(8)°, the coordination geometry is somewhat irregular, but might best be described as trigonal bipyramidal, with Ol and 03 occupying the axial sites (Z.01-Ta-03 = 175.15(7)°). The O-Ta-O' angles in the equatorial plane are then 115.78(9)° (01', 02), 117.94(9)° (Ol', 04), and 123.97(9)° (02, 04). However, there is a noticeable tilt of these equatorial ligands down from 03 toward Ol, as indicated by the 03-Ta-0* angles of 96.35(8)°, 94.34(9)°, and 94.59(9)°, respectively, for Ο* = ΟΙ', 02, and 04. This can be considered as a distortion toward a face-monocapped tetrahedral geometry, with Ol formally capping the tetrahedral face defined by ΟΙ', 02, and 04. As might be expected from such a geometry, the Ta-01 distance of2.065(2) A is particularly long relative to the other Ta-Ο distances of 1.850(2) Ä, 1.872(2) A, 1.890(2) A, and 1.877(2) A, respectively, for Ol', 02, 03, and 04. 
